Synthesis of 1-Chloro-2-[(trimethylsilyl)oxy]-benzene (S1)
2-Chlorophenol (50.00 g, 389 mmol) and trimethylsilyl chloride (TMSCl) (10.00 g, 92.1 mmol) were added to a flask under argon and heated at reflux. Additional TMSCl was added every ~ 12 hours (10.00 g, 92.1 mmol portions, final addition 5.00 g, 46.0 mmol and 55.00 g, 506 mol, 1.3 eq. in total) and the reaction was heated under reflux for a total of 72 hours. The reaction was cooled to RT and the excess TMSCl removed by distillation under argon and the product S1 was isolated as a clear yellow liquid (76.8 g, 98%) and was used without further purification. 1 H NMR, (CDCl 3 , 500 MHz), δ (ppm): 7.35 (1H, dd, J = 7.9, 1.7 Hz), 7.13 (1H, td, J = 7.6, 1. : m/z 170, found m/z 170.
Synthesis of 1,4-Dioctylbenzene (8)
Magnesium (14.90 g, 613.0 mmol) was added to anhydrous THF (200 mL) and 1-bromooctane (118.0 g, 611.0 mmol) was added dropwise at a rate to keep the reaction refluxing, followed by heating at 50 °C for 2 hours. In a separate flask was added 1,4-dichlorobenzene (30.00 g, 204.1 mmol) and 1,2-bis(diphenylphosphino)propane nickel(II)chloride (560 mg, 1.03 mmol) in anhydrous THF (400 mL) and cooled to 0 °C. The octylmagnesium bromide solution was added by syringe to the 1,4-dichlorobenzene solution, stirred for 2 hours at 0 °C and warmed to RT. After 20 hours the reaction was cooled to 0 °C and quenched with saturated NH 4 Cl (aq) . The solvent was removed in vacuo and the residue dissolved in diethyl ether (500 mL), filtered and the organic layer washed with water (3 × 250 mL). The organic layer was dried over MgSO 4 , filtered and the solvent removed in vacuo to reveal a yellow oil. Purification was performed by high vacuum distillation, followed by filtration of the residue through a short silica column (petroleum ether) to obtain a colourless oil (53.4 g, 87% Retention Time (min) Flow rate: 0.5 ml min Table 2 . Atomic coordinates ( x 10^4) and equivalent isotropic displacement parameters (A^2 x 10^3) for s2318btw. U(eq) is defined as one third of the trace of the orthogonalized Uij tensor. ________________________________________________________________ x y z U(eq) ________________________________________________________________ C (1) 4875 (1) 3649 (1) 5123 (2) 37 (1) C (2) 5561 (1) 3763 (1) 4445 (2) 40 (1) C (3) 5662 (1) 4367 (1) 3147 (2) 38 (1) C (4) 5051 (1) 4909 (1) 2584 (1) 37 (1) C (5) 4348 (1) 4621 (1) 2987 (1) 39 (1) C (6) 4240 (1) 3978 (1) 4218 (1) 36(1) C (7) 4835 (1) 3422 (1) 6908 (2) 43 (1) C (8) 4852 (1) 4114 (1) 8000 (2) 44 (1) C (9) 6414 (1) 4468 (1) 2455 (2) 43 (1) C (10) 6530 (1) 3767 (1) 1100 (2) 40(1) C (11) 7259 (1) 3884 (1) 289 (2) 43 (1) C (12) 7368 (1) 3181 (1) -1055(2) 49(1) C (13) 8075 (1) 3312 (1) -1960 (2) 53 (1) C (14) 8069 (1) 4155 (1) -3080 (2) 55 (1) C (15) 8744 (1) 4237 (1) -4072 (2) 70 (1) C (16) 8724 (1) 5055 (1) -5236 (2) 81 (1) C (17) 3465 (1) 3730 (1) 4662 (2) 39 (1) C (18) 3267 (1) 2714 (1) 4373 (2) 39 (1) C (19) 2456 (1) 2507 (1) 4629 (2) 38 (1) C (20) 2268 (1) 1480 (1) 4545 (2) 47 (1) C (21) 1441 (1) 1254 (1) 4426 (2) 52 (1) C (22) 1011 (1) 1631 (1) 5797 (2) 52 (1) C (23) 207 (1) 1310 (1) 5775 (2) 65 (1) C (24) -223 (1) 1719 (2) 7102 (3) 89 (1) (2) 1.3921(18) C(1)-C (6) 1.3981(18) C(1)-C (7) 1.505(2) C(2)-C (3) 1.3951(18) C(2)-H (2) 0.9500 C(3)-C (4) 1.3970(18) C(3)-C (9) 1.5043(18) C(4)-C (5) 1.3876(18) C(4)-C (8)#1 1.500(2) C(5)-C (6) 1.3925(18) C(5)-H (5) 0.9500 C(6)-C (17) 1.5033(18) C(7)-C (8) 1.338(2) C(7)-H (7) 0.9500
0.9900 C(10)-C (11) 1.5156 (18) (1) 37 (1) 29 (1) 46 (1) 0 (1) 11 (1) -2(1) C (2) 36 (1) 32 (1) 51 (1) -1 (1) 8 (1) 2(1) C (3) 37 (1) 39 (1) 39 (1) -8 (1) 11 (1) -6(1) C (4) 39 (1) 46 (1) 28 ( (5) 37 (1) 46 (1) 36 (1) -1 (1) 3 (1) -3(1) C (6) 35 (1) 33 (1) 41 (1) -4(1) 9(1) -3(1) C (7) 36 (1) 41 (1) 54 (1) 16 (1) 8 (1) -1(1) C (8) 37 (1) 58 (1) 38 (1) 14 (1) (15) 79 (1) 68 (1) 67 (1) 7 (1) 32 (1) 12 (1) C (16) 101 (1) 76 (1) 70 (1) 12 (1) 32 (1) 5(1) C (17) 36 (1) 35 (1) 47 (1) -2(1) 9(1) -1(1) C (18) 37 (1) 38 (1) 42 (1) -4(1) 11(1) 0(1) C(19) 36 (1) 35 (1) 43 ( (20) 48 (1) 35 (1) 59 (1) -5(1) 16(1) -2(1) C (21) 53 (1) 42 (1) 63 (1) -9(1) 11(1) -12(1) C (22) 46 (1) 48 (1) 63 (1) -6(1) 9(1) -7(1) C (23) 48 (1) 66 (1) 81 (1) -2 (1) 11 (1) -12(1) C (24) 63 (1) 95 (2) 112 (2) 1 (1) 32 (1) 2(1) ____________________________________________________________________ 
